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Claims 

1. A spherically formed polymethylsilsesquioxane 
powder of particles having nearly spherical forms 
independent from one another, having a particle size 
distribution of ±30 % from an average particle diameter 
thereof and having a contact-chargeability of -200 to - 
2,000 nC/g, which is obtained by reacting (a) 
methyltrialkoxysilane and/or a partial hydrolysis 
condensate thereof or a solution of methyltrialkoxysilane 
and/or a partial hydrolysis condensate thereof in an 
organic solvent with (b) an aqueous solution of ammonia or 
an amine and/or a solution of ammonia or an amine in a 
mixture of water with an organic solvent, in a two-layer 
state to form a prepolymer, and continuing stirring under 
such stirring conditions that the formed prepolymer is not 
caused to precipitate until the prepolymer comes to have a 
high molecular weight. 

2. A process for producing a spherically formed 
polymethylsilsesquioxane powder, which comprises the steps 
of 

bringing (a) methyltrialkoxysilane and/or a 
partial hydrolysis condensate thereof or a solution of 
methyltrialkoxysilane and/or a partial hydrolysis 
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condensate thereof in an organic solvent and (b) an aqueous 
solution of ammonia or an amine and/or a solution of 
ammonia or an amine in a mixture of water with an organic 
solvent, into a two-layer state in which the former forms 
an upper layer and the latter forms a lower layer without 
causing them to be mixed with each other, 

continuing stirring of said (a) and (b) solutions 
under such stirring conditions that while the two-layer 
state of the upper and lower layers is maintained, a 
prepolymer formed at the interface of the two layers and 
separated is present in the lower layer without 
precipitating, until the upper layer disappears, and 

after disappearance of the upper layer, continuing 
the stirring under such stirring conditions that said 
separated prepolymer is present in a floating state, to 
cause said prepolymer to come to have a high molecular 
weight so that it has such a molecular weight that no 
fusion occurs when it is precipitated. 
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